Introduction
Two different phases are reported in the litera ture for [(C2H 5 )4N]HgCl3 [1] . The room tem pera ture structure a-[(C 2H 5 )4N]HgCl3 has been stud ied extensively, and the results of a single crystal structure determ ination were published by Sandström eta/. [2] . Little is known about the ß-form, which was obtained by Barr et al. after heat ing the a-form in petroleum ether [1] . The authors have assumed that the structure of the /5-phase dif fers from that of the a-form at room temperature. This assumption was based on IR investigations of a-and /?-[(C2H 5 )4N]HgCl3, which revealed differ ent spectra for the two phases with additional ab sorption bands for the ß phase.
In order to further investigate the so-called ß-[(C2H 5)4N ]HgCl3 we have prepared single crys tals following the instructions for the synthesis given by B arr et al. [1] . X-ray analysis, however, revealed a compound with a different compo sition, namely [(C2H 5 )4N]2Hg3 Cl8. Subsequently, the compound has been prepared by a direct reac tion of the chlorides, and an identical product was obtained. The crystal structure of this new chloro m ercurate, determ ined from two different samples, is reported.
* Reprint requests to Dr. I. Pabst. 
Experimental
Equim olar quantities of HgCl2 and (C2H 5 )4NC1 were dissolved in a 1 : 1 mixture of ethanol and acetone. The solvents were slowly evaporated. Transparent single crystals of pyramidal habitus were obtained after recrystallization of the prod uct from pure acetone. Hand-picked single crystals were heated at reflux in a 4 : 1 mixture of /t-hexane and «-octane at 350 K for 2 h and then slowly cooled to room temperature. Most of the crystals were opaque and amorphous after this procedure, but in addition a few very small and transparent samples which retained their pyramidal habitus were obtained. In the second attem pt single crys tals were prepared by slowly concentrating an ace tone solution of stoichiometric amounts of (C2H 5 )4NC1 and HgCl2.
For additional information on the phase se quence the a-com pound was examined by differential scanning calorimetry (DSC) using a M ettler device in the tem perature range 120 K < T < 375 K. Three irreversible maxima in the inter val 120 K < T < 360 K indicate the transformation to a new compound at high temperatures.
A pyramidal single crystal, directly synthesized with stoichiometric amounts of the components (0.1x0.2x0.3 mm), was used for structure deter mination. D ata were collected on a Stoe-Stadi-4 diffractom eter at room tem perature with MoKaradiation (graphite monochromator). Experimen- tal conditions are summarized in Table I . Precise cell param eters were determ ined from least squares refinement of setting angles for 52 reflec tions. Reflections were m easured in a hemisphere of the reciprocal space up to 2 6 = 50°, cu/6-scan, learnt profile, range of hkl: -8 -> 2 , ±23, ±12; 7427 reflections measured; max(sinö/A) = 0.595 A -1, three standard reflections showed an inten sity decrease of 0.08% per hour. All reflections were rescaled accordingly. The data were cor rected empirically for absorption effects by Wscans of three reflections [3] , and equivalent re flections were averaged. Calculations by direct methods led to the localization of the three inde pendent Hg atoms. A difference Fourier synthesis gave the positional param eters of the chlorine, ni trogen and carbon atoms. 4920 reflections with I>4ct(I) were used for refinement. Thermal pa ram eters of these atoms were refined anisotropically by least squares methods. No hydrogen atoms could be located from the Fourier map. Their positions were geometrically calculated, based on C -H and N -H distances of 0.95 A and tetrahedral angles. These positions and a tem pera ture factor identical for all H-atoms were included into the least squares refinement. The final differ ence Fourier synthesis was featureless. (A /o)max = 0.044 in the last cycle of refinement.
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All calculations were perform ed with the SHELX-76, SHELXS-8 6 and SHELXL-93 pro gram systems [4] [5] [6] . Atomic scattering factors and anomalous dispersion values were taken from In ternational Tables for X-ray Crystallography (1974) [7] . The final positional and thermal param eters of the atoms are presented in Table II *.
Discussion
Relevant bond distances and angles are given in Table III . The structure determination of the first single crystal, prepared in ethanol/acetone as de scribed above, revealed a new stoichiometry of the product: a iy/"1 u \ tvtiu /-i rc-hexane/n-octane
In this preparation the sample of the structure of [( 
